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it prevents the. interference of bismuth which is sometimes
present to the extent of several per cent. If it is not removed
at this stage it will be precipitated with the molybdenum and
counted as such at the end of the analysis. This ammonia
precipitate will contain all of the silica, bismuth, iron, zinc,
alumina, and also all of the arsenic, if there be enough iron present
to carry out the arsenic. Also all of the phosphorus.
This bismuth, iron, silica, etc., precipitate is burned off at
the lowest possible red heat in a platinum crucible and then
fused with 10 grams of sodium carbonate at a bright red heat
until the fusion is quiet. The melt is dissolved out in water
and filtered; the water-insoluble is washed thoroughly with water
containing 5 grams of soda ash to 500 c.c. of water, giving it
sixty washings. The residue on the filter will contain all of the
bismuth, zinc, etc., and the filtrate and washings will contain
the small portion of the Mo that may have been contained in
the ammonia precipitate of Bi, etc. Acidulate this filtrate with
an excess of sulphuric acid, or about 40 c.c. of 1 : 1 of the acid.
Heat to boil off the CO2- Make slightly ammoniacal. Add 5 c.c.
excess ammonia; filter; wash with ammonia wash thirty times
and saturate with B^S as before in a slightly ammoniacal solution
for one-half hour longer with E^S, giving a red coloration. Then
add 15 c.c. E^SO* (1*3) and continue to saturate for one-half
hour longer with H2S when Mo will precipitate.
Filter this last precipitate through a 15 cm. filter paper,
using no pulp, and wash forty times with H2S wash containing
three drops HCL Then filter the main precipitate of molyb-
denum sulphide through the same paper and wash sixty times
with H2S wash. The filtering of the small molybdenum pre-
cipitate first, washing the filter thoroughly, and then following
up with main molybdenum sulphide, eliminates the chance of
error due to any sodium salts being retained in the paper or
precipitate.
Burn off combined sulphides in platinum crucible at the
lowest red heat and weigh. Extract with ammonia (20 c.c.
1 : 1) at low heat on graphite bath for one hour. Filter; wash
sixty times with NEUOH wash (1 : 1); burn off and weigh.
The difference in first and second weights being the molybdic
acid content plus any copper present.
The presence of copper will be indicated by a blue color in